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HukoTnHoBas kucnota (ButamuH PP) — apnsieTca 6uonornyecky akTMBHbIM MUKPOKOMMOHEHTOM
pacTBopuUMOro Kkoge, 0bpasyrLwmnmMes U3 TPUroHeNMHa B npoLecce obxapuBaHust KoenHbix 3epeH. B
paboTe obCyxaeHbl N3BECTHbIE METOAbBI ONpPeAeneHnst HUKOTUHOBOM KMCMOTbI B kKodbe, X NMpenumyLLecTsa
n HepgocTaTku. ViccnenoBaHus nocesilleHbl pa3paboTke HOBOW METOAMKM OnpeaeneHnsl HUKOTUHOBOM
KMCNOTbl B paCTBOPUMOM KOodre METOAOM KanumnsgpHOro 30HHOro anekTpodopesa ¢ NpUMeHeHEM
npoueaypsbl on-line KOHUEHTPMPOBaHMSA aHanuTa — CT3KUHra ¢ 6onblmm obbemom obpasua n obpatle-
Huem nonsipHocTn (CZE-LVSS). B kauecTBe (hOHOBOrO anekTponuTa ncnonb3oBaH 6opaTHbin BydepHbIn
pactBop (pH 9.0, koHUueHTpauusa 70 MM). PazgeneHne KOMNOHEHTOB pacTBOPMMOro kode NpoBedeHO
npu HanoxeHun Hanpsixexus +30 KB Ha BXOAHOW KOHeL, HeMOANMLMPOBAHHOIO KBApLIEBOIO Kanunnspa
(64.5 (56) cmx 50 Mkm). MNapameTpbl CTakMHra: Bpemsi BBoga npobul 500 ¢ (npu 50 mbap), HanpsixeHne
obpatieHns nonspHoctu -10 kB, Bpemsi obpalleHns nonspHocTu 4.5 MuHyThI. B 3TUX ycnosusx dakTop
3P PEKTUBHOCTN KOHLEHTPUPOBAHNS HUKOTMHOBOW KMUCIOThI, PACCYMTaHHbIA MO pe3ynbrataM aHanuaa
pacTtBopumMoro kode, coctaenseT 70. PaspaboTaHHas MeToaMka NpoLusia MeETPOSIOrMyecKyo aTTectaumto
(N2 08-47/411.01.00143-2013.2018 ot 25.09.2018 r.) 1 no3BonsieT NPOBOAUTb ONpeAeneHne HUKOTUHOBOW
KMCNOTbI B pacTBOpMMOM kodbe B auanasoHe 250-2500 MKr/r ¢ OTHOCUTENbHOM NOrpeLuHocTbio (+8) 14 %.
CopepxaHue HUIKOTMHOBOW KMCINOThI B pa3fnMyHbIX 06pasLiax pacTBOpMMOro kode, noy4eHHoe METOA0M
CZE-LVSS, Bapbupyetcs ot 250 go 750 mKr/r.

Knroueenie csioga: kannnnsapHbIA 30HHBIN 3nekTpodopes, on-line KOHLEHTPUPOBaHNE, CTIKUHT C
6onblwmnm o6bemom obpasua (LVSS), HUKoTMHOBasi KUCnoTa, kode.
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Nicotinic acid (vitamin PP) - is a biologically active micro component of the instant coffee. It is formed
from the trigonelline during the roasting process of coffee beans. The methods of nicotinic acid determination
in coffee, their advantages and disadvantages are discussed in this article. Current studies are devoted to
the development of a new method for the nicotinic acid determination in soluble coffee by capillary zone
electrophoresis using on-line analyte concentration / stacking with a large sample volume and polarity inversion
(CZE-LVSS). The separation of the instant coffee components was carried out in the borate buffer (70 mM,
pH 9.0) with the voltage of +30 kV to the capillary inlet (64.5 (56) cm x 50 uym). Stacking parameters: sample
injection time 500s (at 50 mbar), stacking voltage -10 kV, stacking time 4.5 minutes. In these conditions the
stacking efficiency factor of nicotinic acid calculated for instant coffee is 70. The developed method has
passed the metrological certification and allows determining the nicotinic acid contents in instant coffee in
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the range from 250 to 2500 ug/g with the relative error (accuracy) of 14%. The nicotinic acid content in the
instant coffee samples was obtained by CZE-LVSS method and varied in the range from 250 to 750 pg/g.
Keywords: capillary zone electrophoresis, on-line concentration, large volume sample stacking

(LVSS), nicotinic acid, coffee

BBEAEHUE

BaxHbIM 3Tanom B npouecce Npon3BoacTBa
MHOTMUX NULLEBbIX MPOAYKTOB ABMSIETCHA TEPMUYECKas
obpaboTka cbipbs. Tak, nog AencTBUEM TeMnepaTypbl
KopelHble 3epHa, UMetoLLME KUCTbIA 1 TEPMNKNIA BKYC,
OpeBeCHbIV apomarT, npuobpeTaloT xapakTepHble
XapeHomy Kode opraHonenTuyeckne cBoncTea. ATo
CBSI3aHO C pa3pyLUEeHNeM HEKOTOPbIX (PEHOMbHbBIX KUCTIOT,
obpasoBaHneM MenaHOUAMHOB U apOMaTUYECKMX
coeMHeHUn. Hapsagy ¢ 9Tum B roTOBOM NPOaYKTe,
pacTBOPMMOM Kodhe, COXPaHSIOTCH MHOTME B1MONOrM4yeckm
aKTVBHbIE KOMMOHEHThI 3eNeHbIX 3epPeH, Hanpuvep:
XJI0POreHoBbIE KUCNOThI M KOenH, 0bycnasnmnearoLme
nuLleByto LeHHOCTb HanuTka [1, 2]. Kpome Toro, B
npoLecce TepMmnyeckon obpaboTkn Cbipbs BO3MOX-
HO o6pas3oBaHMe BUTAMUHOB. Tak, TPUrOHENNVH, B
oTnunyme oT KodeunHa, obnagaroLero TepMmn4eckon
YCTONYMBOCTbBIO, MPAKTUYECKM MOSTHOCTLIO paspyLlaeTcs
B npouecce obxapuBaHusa kode, obpasys ogHy ua
dopm BuTammnHa PP (HMaLmHa) — HUKOTMHOBYH KUCTOTY
(HK). 310 coegmHeHne cnocobHO CTMMynMpoBaTb
KpoBOOOpaLLEHWE, MO3roBYH AEATENBHOCTL U NPUHUMATb
yyacTtue B obMeHe 6ernkoB, XKMPOB 1 YrNeBoaoB, a ero
OedunumnT B OpraHn3me YernoBeka MOXeT NPUBOANUTb K
BO3HMKHOBEHWMIO 3aboneBaHunii Koxu [3-5].

M3BecTHO, yTo HK B mpoaykTax pacTuTensHOro
NPOMCXOXOEHMWS, Kak MpaBuio, HaXo0auTCs B CBS-
3aHHOM cbopMe C nonmcaxapugamu, nentTugamm u
rnvkonenTuaamu [6]. OaoHako B pacTBOPMMOM Kodbe aTa
KMCroTa COAEPXKNUTCS NPENMYLLIECTBEHHO B CBOOOHON
hopmMe 1 ABNSETCS OAHUM U3 OCHOBHbIX MICTOYHUKOB
B1oaoCTyNHOro BUTaMmMHa B npoaykte [7-9].

[ns onpepeneHns HK B o6pasuax 3eneHoro,
»KapeHOoro 1 pacTBOPMMOro Kobe MPUMEHSIIOT pasnmy-
Hble MeToAbl (Tabn. 1). Mukpobronornyeckmn metoq
J0Nroe BpeMs ABNsANcs Hambonee pacnpocTpaHeHHbIM
MeTOAO0M onpefeneHns HuaLUuHa B pasnmyHbIX MULLEBbLIX
npoaykTax, B ToM unucrie n B kogpe [10-13]. Hapsgy ¢
rnaBHbIM NPEMMYLLIECTBOM JaHHOrO MeToAa — BbICOKOM
YyBCTBUTENBHOCTbIO (HWXXHUI Npegen onpeaeneHus
5 mkr/n [12]), OH MeeT psg HeOOCTaTKOB: ANIUTENbHOCTb
BbIMOSTHEHUS aHanM3a 1 Hey4oBMeTBOpUTENbHAs BOC-
nNpon3BOANMOCTb pesynbraTtoB [14]. M3BecTHa Takxe
cnekTpodgoTomMeTpuyeckast Mmetoguka onpegenenms HK
B 0Opas3Liax 3en1eHoro v apeHoro koge, OCHOBaHHas Ha
peakuum ee B3aMMogencTBNs ¢ LmaHoreH bpomumaom B
NpUCyTCTBUM M-aMnHoaLeTopeHoHa ¢ obpa3oBaHnem
coeanHeHus xenToro ugeta [15]. [laHHas metoamka
SIBMSIETCA MEHEee YyBCTBUTENBHOW NO CPaBHEHUIO
C MUKPOOMOMOrM4Yeckonm n BecbMa TpygoOEMKOW, a
TakxXe npegnonaraeT UCNONb30BaHNe BPeAHbIX AN
3[10pOBbS PEaKTMBOB 1 NPOBeAEHUE A0NOMHUTENbHbIX
onepawmmn no O4YNCTKE IKCTPaKTa Kode OT MeLLatoLLnX
KOMMNoOHeHTOB [9, 16].

B nocnenHve rogpl ns onpeaenexns 6uonornyeckm
aKTVBHbIX BELLECTB B CMTIOXHbIX OPraHN4eCcKnx maTpuuax
LUMPOKOE pa3BuTUE NOMYYUNN TaKNE METOAbI Pa3feneHuns,
KaK XXMOKOCTHast XxpoMaTorpadust U KanumnsipHbIv 3NeKTpo-
copes (K3). MeTogoM BbICOKOID(HEKTUBHOM XUAKOCTHOW
xpomartorpadgumu (BOXX) BosamoxHo onpeaeneHue HK
Ha ypoBHe 50 mkr/n [7, 17] ogHOBpEMEHHO € Apyrumm
KOMMOHEeHTaMmn kode: KOPENHOM, TPUTOHENTTUHOM,
caxapoa3oii [17-21]. Mi3BecTHO Takxe 60sbLIOE KONMYECTBO
anekTpogopeTniecknx Metoauk onpeagenerns HK B
npoayKTax pacTUTENbHOIO MPOUCXOXAEHUS: opexax,

Ta6bnuua 1
OnpepneneHne HUKOTUHOBOM KMCNOTbI B KO E passiniHbiIMU MeTogamMm
Table 1
Nicotinic acid determination in coffee using different methods
OObeKkT aHanusa MeTton CopepxaHue, MKr/r McTouHNK
CNeKTPOOTOMETPUYECKUN 16 - 44 15
MUKPOBUONOrn4ecKkmnii 6-17 10, 11
3eneHblin kode He 06HapyxeHo 7,17, 21
Xpomarorpaduyeckui 7 8
25-28 18
CNeKTpodoTOMETPUYECKUN 95 - 263 15
KapeHbiii kode MMUKPOGUONOrn4yeckni 27 - 327 10-13
XpomMaTorpaguieckui 46 - 304 7.8, 18,19, 21
487 - 1338* 20
MUKpOBUOnornyecknn 93 - 623 1
PacTBOpUMblif 342 - 363 !
koche Xpomarorpaduyeckui <100 17
406 - 438* 20
1014 21

[MpumevaHne: * — MKr Ha I Cyxoro aKcTpakTta kodpe (g per g dry coffee extract).
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apaxmcoBOM Macre, ceMeHax NoAconHeYHuKa [22],
606ax, yevesmue [23], yepHon haconu [24], dpykTax
n oBolax [25]. OgHako B U3y4yeHHOW HaMu nuTepa-
Type He Oblfo HaNgeHO COOTBETCTBYOLLMX METOAMK,
npuMeHsembIxX 4nga koge. BeposiTHO, 3TO CBA3aHO Kak
C Manbim cogepxaHnem HK B aTom npofgykTe, Tak u
He[oCTaTOYHOW YyBCTBUTENBHOCTLIO Hanbornee 4acTto
ucnonb3yemoro B Metoe KO cnekTpohoToMeTpu4ecKoro
OeTeKkTnpoBaHus [26].

[ns noBbILEHNS YYBCTBUTENBHOCTM ONpeaeneHns
aHanuToB B COTHM 1 faxe bonee pas B KO npumeHsitoT
pasnu4yHble BapuaHTbl on-line KOHLEHTPMPOBAHUS:
CT3KUHT, ©30TaxopopeTUIECKNIA CTIKUHT, QUHAMWNYECKUI
pH-cka4ok 1 cBunuHr [26]. B ocHoBe kaxaoro u3 HMx
NexuT onpefeneHHbIn MexaHn3m, 0byCcrnoBneHHbIN
pasnuynem cBOWCTB (DOHOBOrO ANEeKTPOnMTa u pac-
TBOPa Npo6bl. Tak, CTAKMHT peannayeTcs Co3gaHneM B
Kanunnsipe 30H pa3HoW 3NeKTPONPOBOAHOCTU: HU3KON

— pasbaBneHHas Nnpoba v BbICOKOW — 3NEKTPOSNT, Ha

rpaHuLe Mexay KOTOpbIMU KOHLEHTPUPYIOTCA aHanuThbl
[26]. MNpumeHeHne gaHHOro npuema B MeToAe Muen-
NAPHON 3NIEKTPOKMHETUYECKON XpomMaTorpadum ¢
BBEAEHVEM JOMONHUTESbHBIX 30H, CO3Aa0LLNX TPaaNEHT
3MEeKTPONPOBOAHOCTM, NPy onpeaeneHnn eHOMbHbIX
kmcnoT B obpasuax nopoLukoobpasHoro kode no3so-
N0 CHU3UTb Npeaen AeTEKTUPOBaHUA B CPeAHEM IO
4 mkr/n [27]. Mposegexune LVSS (large volume sample
stacking) — cTakuHra ¢ 6onbwmm ob6bemom obpasua
npu anekTpoopeTnyeckoM onpeaerneHnun aHanmTos,
cofepXaluxcsi B MasnbIX KONIMYECTBaX B NULLEBBIX
npoaykTax [28, 29], kocmeTnyeckux cpeacteax [30]
n Bruonormnyeckux obbvekTax [31], no3BonsAeT AOCTUYL
BbICOKMX 3Ha4YeHU (DaKTOPOB KOHLEHTPUPOBAHMUS U
HU3KNX NPEeAEeNoB AeTEKTUPOBAHUS.

Llenbto Hawen paboTbl gBnsinack paspaboTka
METOAMKM onpefeneHns HUKOTUHOBOWM KUCIOTbI B
pacTBOPUMOM KOhe METOAOM KanumnnsapHoro 30HHOro

anekTpochopesa c NPUMEHEHNEM CTIKMHTa C 6ONbLUNM
ob6bvemom obpasua (CZE-LVSS).

MATEPUAJIbI U METOAUKA
NCCJIEAOBAHUSA

PeakTuBebl. ViccnegoBaHns NpoBoAMK C UCMONb-
30BaHMEM crneayromnx peaktusoB (Sigma-Aldrich):
HUKOTMHOBas kucnoTa (= 98 %), bopHas kucnota (= 99.8 %),
HaTpu1in OCHOPHOKNCIILI OAHO3aMELLEHHBI 1-BOOHbIV
(=99 %), HaTpuin HOCHOPHOKNCTIbIV ABY3aMELLEHHbIN
6e3BoaHbIN (= 99.8 %) n rmapokena HaTpus (= 99.8 %).

Ob6bekTamu nccneaoBaHms ABAANUCHL 06pasubl
NopOLLIKOOBPa3HOro, rpaHyIMpoBaHHOIO U CybnMMupo-
BaHHOIo pacTBOPUMOrO KOoge pasHbIX KOMMEPYECKNX
HaVMeHOBaHWN.

MpuUroToBnEHNE PaCTBOPOB CTAHAAPTHbLIX BELLECTB,
obpasuoB kode n paboyero snektponuTa. Paboune
pacTBOPbI HUKOTUHOBOW KUCIIOThI FOTOBWY paCTBOPEHNEM
ee TOYHOW HaBeCKM B BMANCTUNIMPOBAHHOM BOAE
C nocnegywuwum pasbasneHnem 4o Heobxoaumom
KOHUeHTpauuu. MNMpobbl pacTBopuMoOro kode ans
aHanu3a MeTOAOM KanunnigpHOro 30HHOMO 3MEKTPO-
dopesa (K33) rotoBunu pactBopeHnem B ropsiyen Boge
(70-90 mn) HaBeckmn npoaykTa, maccon 0.50 r, 3atem
pacTBop oxnaxganu n gosogunu obvem go 100 mn
Bogon. [Ins aHanmaa metogom CZE-LVSS nonyyeHHbIN
pacTtBop pa3basnanu B 8-50 pa3. Ceputo 6opaTHbIX
OydhepHbIx pacTBopoB € koHLeHTpaumammu 10-70 mM,
NpYMeEHSIEMbIX B Ka4eCcTBe (DOHOBOIO ANEeKTPOnnTa,
roToBuv pasbaBneHnem GUMaNCTUNIMPOBAHHON BOAON
BOAHOro pacteopa 6opHow kncnotbl (200 mM) o Heob-
XOAMMOW KOHLIeHTpaLumm ¢ gobasneHmem rugpokcnaa
HaTpus (1 M) go cooTBeTCTBYOLErO 3Ha4eHus pH. Bce
pacTBOpbI Nepes BBOAOM B Kanunnsp unstposanm
Yepes puneTp ¢ AameTpom nop 0.22 MKM U LeHTpU-
dyruposanu B TedeHne 3 MmuH (7000 06/MuH).

Tabnuua 2
OCHOBHbIe YyCNOBUS ONPEAENEHNS HUKOTMHOBOW KMCIOTbl METOA0M KanuiiipHOro 30HHOI0 3/1ekTpodopesa
Table 2
Main conditions of nicotinic acid determination by capillary zone electrophoresis
3HayeHne napameTpoB
JTanbl aHanu3a MapameTpbl MeToaa
K33 | CzE-Lvss
Bpewmsa npombieku pactsopom 0.1 M NaOH, MuHyT
KoHanumnoHnpoBaHue kanunnsipa
Bpemsi npoMbIBKM BeAYLLMM 3IEKTPONIUTOM, MUHYT
Bpewms, ¢ 6 | 500
Beopg npo6bl
[aenexue, m6ap 50
Bpewms obpallieHnst nonapHoCcTn t ., MUHYT - 4.5'(3.0%)
KoHueHTpupoBaHue aHanuTa 2

HanpsixeHue obpawenns U, kB - -10

Hanpsxenune U, kB +30

PaspneneHne
Temnepartypa, °C 25
[HeTekTupoBaHue [nuHa BonHbl, HM 254
[MpomblBKa Kanunnsapa Bpems npoMbIBKM BOAOW, MUHY T 3

pumeyaHus: 1—3HavyeHue napameTpa Ansi BOAHOro pacTBopa pactBopumoro kode (The parameter value for an aqueous
solution of instant coffee); 2 — 3HaueHne NnapameTpa ANs BOAHOrO pacTBopa HUKOTMHOBOW kucnoTbl (The parameter value

for an aqueous solution of nicotinic acid).
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O6opyanoBaHue. [Ansa anekTpodopeTnyecknx
nccnefoBaHUM MCMONb30BanyM CUCTEMY Kanumnnsap-
Horo anekTpodope3sa Agilent®® CE G1600A («Agilent
Technologiesy», CLLA) ¢ aMogHO-MaTpUYHbIM OETEKTU-
poBaHueM. PasgeneHve nposoaunm B HeMognuLumpo-
BaHHOM KBapLLEBOM Kanunnspe ¢ 3apHeKTUBHON ANNHOM
56 cm (06was gnvHa 64.5 cm) U BHYTPEHHUM AMamMeTPOM
50 mkm. CHop 1 06paboTKy AaHHbLIX OCYLLECTBNSANN C
NMomoLLbio NporpammHoro obecneverHns Chemstation.
Onsa ueHTpndyrmposaHmsa obpasuyos Mcnonb3oBanu
ueHTpudyry MiniSpin, Eppendorf (fepmanuns).

Ycnosusi anekTpogopeTUYEeCcKoro onpeaeneHns
HUKOTWHOBOW KMCMOTbI. [Nepen Havyanom paboTbl Kanunnsp
nocnegosatenbHo npomMbiBany no 10 MuHyT Bogon, 1 M
NaOH v Bogon. [ins pasgeneHnst KOMNOHEHTOB MPOGbLI
B KQuecTBe anekTponuTa ucnosnb3osany 6opaTHbIN
BydepHbIvi pacteop ¢ pH 9.0 1 koHUeHTpauuen 70 mM.
AHanns mogenbHbix pactsopoB HK 1 npob pacteopu-
Moro koge npoeoaunun metogamm K33 n CZE-LVSS,
PYKOBOACTBYSICb NapameTpamu, NpeacTaBeHHbIMN
B Tabn. 2. AHanutuyeckum curHanom (AC) cnyxuna
nnowadb nuka (MAU-s) Ha anekTpodoperpamme.
NpoeHTndmrkaumio aHannta npoBoannn nyTem BBeAeHNS
nobaBkn cTaHOapTHOrO BellecTBa B Npody obpasua.
CopepxaHue HK B obpasuax pactBOpuMOro kodge
onpegenanM MeTo4oM rpagyMpoBOYHOro rpaduka,
NNHEHOro B AnanasoHe koHueHTpauuin 0.1-1.0 mkr/mn.

[N KoNYeCcTBEHHON OLLEHKN CTENEHU KOHLEHTPU-
pOBaHWs aHanMTa ncnonb3oBanu pakTop aPEKTUBHOCTH
KOHUEeHTpupoBaHus SEF [26], KOTOpbIN paccunTbiBanm
Kak oTHoLlleHue nnowaan nuka HK, nonyyeHHon npu
CTaKuMHre ¢ 6onbwmnm obbemom obpasua (CZE-LVSS),
K nnowanu nuka, noly4eHHon npu BBeAEHNMN NPoOLI B
TeyeHue 6 cekyHa (K83), yMHOXeHHOe Ha KO3 DULIMEHT
pasbaBneHust npobel (K, = 12.5).

PE3YNbTATbI U UX OBCYXXAEHUE

OnTtumnsauusa ycnoeun metoga CZE-LVSS.
lMpoBeaeHune cTakmHra ¢ 6onblumm obbemom obpasua
B KanuinspHOM 30HHOM 3eKTpoopese BO3MOXHO B
YCINOBUSIX, KOr4a HanpaBneHUst ABUXKEHUS aHanuta u
anekTpoocmoTuyeckoro notoka (30IM) NpoTUBONONOXKHBI.
Mcxoas m3 aToro, A4ns onpeneneHns HUKOTUHOBOW
kucnotbl (HK) B pactBopumom kocpe metogom K33
BbIOpaH peXxnm NonoXuTenbHOW NONSAPHOCTK, Npu
KOTOPOM 3M1eKTpOo Ha BXOAHOM KOHLE Kanunnspa
BbICTYNaeT B PONN aHOAa, a B KAYECTBE areKTponuTa
npuMeHeHbl BycpepHble pactBophl ¢ pH > 7, co3patowme
YCINOBUS A4S MOHM3ALMMW KACNOTbl U BO3HUKHOBEHMIO
HanpaeneHHoro kK katogy QOl1, TpaHcnopTMpyoLLEro
aHanuT K AeTeKTopy.

Ontumnzaumio ycnosun metoga CZE-LVSS npo-
BOLMIN C UCMONb30BaHNEM pacTBOpPa pacTBOPUMOro
Kodbe B crieflytoLlen nocneaoBaTenbHOCTY:

—BbIBOp ycrnoBuin, 0becneyrBaloLLyX YA0BNETBOPUTENBHOE
paspelwweHune nuka HK n maTpmyHbIMN NMKamu, Kak
metogom K33, Tak n CZE-LVSS (Tun anekTponuTa, ero
KoHueHTpauus C, . 1 pH, Hanpsixerune U B cucteme);

—OonTnMmn3auund napameTpoB on-line KOHLEHTPUpOBaHUA

npu onpeaeneHnn HK metogom CZE-LVSS (Bpems
BBOAA NPOOLIf,  , BpeMsi 06paLLieHsi NonsipHOCTU Lo
HanpsxeHne obpalleHus U06p 1 Macca HaBecku Kogoe).

Ha nepeom atane (K33 6e3 ctagun KOHLEHTPK-
poBaHusl) anpobrpoBaHbl pasfnuyHble 3NEKTPONUTDI:
docatHbin (pH 7.0) n 6opaTtHbIn (pH 9.2) BydepHblie
pactBopbl (40 mM). Beino yctaHoBneHo, 4To paspe-
Wwatwas cnocobHOCTb Bbille, a BpemMs aHanvsa B
1.5 pa3a meHblLUe B 6opaTHoM BydepHoM pacTBope
no cpaBHeHMIO ¢ pocaTHbIM. [MoaToMy GopaTHbIN
OydepHbIi pacTBOP BbIOpaH B Ka4eCTBE ANIEKTPONNTA
AN ganbHENLWnX nccrneaoBaHun.

[Mpn BapbMpoOBaHUU KOHLEHTpaumMmM pacteopa
H6opatHoro bydepa (10-70 mMM) 1 BenuyuHel ero pH
(8.0-9.5) BbIgeneH psig 6ydepHbIX CUCTEM, C NPYMEHEHUEM
KOTOpPbIX Ha anekTpodoperpammax aHannanpyemomn
npo6bl yaanock naeHTucuumposaTtb Nk HK. OgHako
nnowiaan nonyyeHHbIX CUrHanoB okasanunck B psae
Cry4aeB HELOCTATOYHbI 41151 MX 06paboTkK, YTO NpUBENO
K He06X04MMOCTY YBENUYEHUSI BBOAUMOTO B KaNUnnsp
obbema npobbl 1 KOHLEHTPUPOBAHMS aHanuTa.

lNpv BBeAeHWM pa3baBneHHOW Npobbl B TeYeHne
90 c Bo3pacTaeT konuuecTBo aHnoHoB HK B kanunnsape
Mo cpaBHeHWIo co BpemeHeM BBoAa 6 ¢ (K33), a nocne-
AytoLLiee HarnoxeHe oTpULIATENbHOTO HaNPshkeHns U,
Ha BXOZHOW KOHeL, kanunnspa npuBoauT k obpaLieHunto
3NEeKTPOOCMOTMYECKOro NoToKa, YTo obecneymsaeT
yaaneHue MaTpuLbl U3 CUCTEMbI Y KOHLIEHTPUpOBaHWe
HK. B atux ycnosusix Habnogaetcsa ysenuyenve AC
npuMepHo B 7 pas.

YCTaHOBMEHO, YTO Hauny4llee paspeLueHue
(R>2) pocturaetcs B 6ychepHOM pacTBope C KOHLEHTpa-
uven 70 MM u pH 9.0 (puc. 1). danbHenwee yBenuyeHne
KOHLEHTpauun anekTponuTa HeuenecoobpasHo, T.K.
HabnogaeTcs yBenvyeHme wyma 6a3oBon fMHUN.

YCTaHOBIEHO, YTO YBENMYEHME HanpsixeHns oT +20
00 +30 kB He NpuBOANT K CYLLLECTBEHHOMY U3MEHEHMIO
3HaYeHun NnapameTpa pa3peLleHuns 1 nnowaam nuka HK,
OflHaKo cokpallaeT Bpems murpauumn HK Ha 3 MUHY ThI.
OTO nocnyxuno pellarowmm akTopom npu Belbope
ONTMMAarnbHOro 3HavyeHus HanpsxeHuns +30 kB.

Ha BTOpOM 3Tane npu ontumm3aLim ycnosun on-line
KoHLeHTpupoBaHust HK n3y4eHo BnusiH1e BpeMeH BBoaa

25 -
e 2 ° 1
% 1:5
. 3
2 o 8
g o
[u]
0 T T T !
0 20 40 60 80

Cg-r::p_ MM

Puc. 1. 3aBucumocTu pasperuenms nmkos HK 1 KoMnOHEHTOB
npo06bl OT KOHLEHTPaLMK 6ydepHOro pacTeopa npu
pH9.0 (1) n 9.5 (2).

Fig. 1. Dependences of resolutions between peaks of
nicotinic acid and the sample components from the
buffer concentration at pH 9.0 (1) and 9.5 (2).
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Bpema o6paleHa NONAPHOCTH, MUHYTHI

Puc. 2. 3aBMCUMOCTY OTHOLWEHNA BEANYUH [ K [ (1) n
nnowaan nuka HK (2) ot BpemeHn obpalleHus
nonspHocTv (npoba: 0.03 rHa 100 mneoael, t, =500c¢,
UoGp =-10kB, U =+30 kB, A = 254 Hm).

Fig. 2. Dependences of values ratios /1o / (1) and NA peak
area (2) from the stacking time (sample: 0.03 g of
coffee in 100 ml of water, ¢, =500's, U, = -10kV,

U=+30kV,A=254 nm).

npoGbi t, 1 HaNpsibkeHWst oGpalLeHnst nonsipHocTn U, o
Ha Bpems murpauumn HK n BenuunHy nnowiaav ee nvka.
lMpenBapuTEnNbHO PACCMOTPEHO BIIMSIHUE BPEMEHMN
obpalleHns Ha BeNM4nHy hopMMpyeEMOro CurHana npu
OOHOBPEMEHHOM KOHTpOIe curbl Toka B cucteme (/).
OKOHYaHWe NPoLLeCCoB yaaneHns MaTpuLbl v KOHLIEH-
TPMPOBaHNS aHanUTa KOHTPONUPYETCS OOCTUXKEHNEM
3HaueHws I/l BennunHbl 85-99 % (rae |, — sHaueHue curbl
TOKa B Kanunnsipe, NosIHOCTbIO 3an0NHEHHOM (DOHOBbIM

anekTponuTom). [1ns hukcMpoBaHHbIX MapameTpoB ¢

BBOA

Ta6bnuua 3
BnusHne BpeMeHu BBOAA NPO6bLI U HANPsXXeHns obpa-
LEeHMs NoNSPHOCTM Ha nnowagb nuka HK

Table 3
Influence of sample injection time and stacking voltage
on NA peak area values

=500cwu U06p= -10 kB 371 ycnosusa gocturatotcs npu
BpemeHu obpatleHns 4.0-5.0 muHyT (puc. 2). B aTom
cnyyae nnowaape nuka HK npaktuyeckn He nameHseTcs
(=2.0 mAU-s). lNpun ymeHbLieHnn { ; HabnoaaeTcs
Hey[oOoBNETBOPUTENbHOE pa3peLleHme NUKoB, a npu
yBENMYEHNN t . — ynaneHne aHanura ua kanunnsipa.

AHanornyHbiIM 06pa3om NPoBeAEH IKCMNEPUMEHT
B YCIOBWSIX BapbMpOBaHUsS BpemMeHu BBoga npobel (400,
500, 600 cekyHA) 1 HanpsbkeHWsa obpaLLeHMs NONSPHO-
ctu (-5, -10, -15 kB). N3 nprBeAeHHbIX AaHHbIX BUAHO
(Tabn. 3), 4To K yBENMYeHuto BennymHbl AC npuBoguT
yMeHbLUEeHe HanpsikeHnst U 1 yBennyeHne Bpemerm
BBOAA Npobbl B kanunnsap. OgHako 04HOBPEMEHHO C
3TMM HabnwgaeTcs yBenuyeHne BpeMEHU MUrpaLmm
HK. lNMoaTtomy B ka4yecTBe onTUMarnbHbIX NapameTpoB
CT3KMHra BelbpaHbl BpeMs BBoga 500 ¢ (npu 50 mbap)
N HanpspkeHne obpalleHus nonspHocTn -10 kB (Bpems
obpalleHunsa 4.5 MuHyThI). B aTux ycnosusix nnowagp
nvka NIMHENHO BO3pacTaeT Npu YBENTMYEHUN MacChl
HaBecku ot 0.02 go 0.06 /100 mn BoAbI.

OnekTpodoperpammMmbl pacTBOPOB pacTBOpU-
Moro kode, nony4veHHble metogom K33 n CZE-LVSS,
npegcTasneHbl Ha pyc. 3. B pesynerate npuMMeHeHns
CT3KMHra ¢ 6onbwmm ob6bemom obpasua dpaktop ag-
heKTMBHOCTM KOHUeHTpupoBaHusa HK (paccumTaHHbIn
Ansa npobbl ¢ cogepxaHnem obpasua 0.04 rHa 100 mn
BoAkl) coctaBnsieT 70.

OnpepeneHne HK B 06pa3Liax pacTBOpUMOro koge
metogom CZE-LVSS. [1ns nony4YeHnst METPONOrMYECKNX
XapakTepuCTUK METOAMKMN OnpeaeneHns HUKOTUHOBOM
KMCNOTbI B pacTBOpMMOM kode meTtogom CZE-LVSS
NpOBeAEHbl 3KCNEPMMEHTBI MO OLeHKe nokasaTenen
NMOBTOPSEMOCTM, MPELU3NOHHOCTU, NPaBUbHOCTM U
TOYHOCTU pa3paboTaHHON METOANKM aHanNM3a, opraHu-
30BaHHble cornacHo pekomeHgaumsam [32]. OnncaHHas
MEeTOAMKa NpoLuUsia METPOSIOrMYECKy0 aTTecTaymnio
(MeTponormyeckme xapakTepucTkn NpeacTaBneHbl
B Tabn. 4) [33] n no3BonsieT NPoBOANTL ONpeaeneHe

PaspaboTtaHHas meTtoamka onpeaenexHus HK B
pacTBopuMoM kocbe meTogom CZE-LVSS anpobuposaHa

HanpsixeHme Mnowaab nm6|<a I-:K npu BpZ,\L,,JeHM
06anJ.eHV|F|, kB BBOAA Npobbl ( 8BOA’ C)! m S
400 500 600
5 1.9 2.6 2.8 HK B ananasoxe 250-2500 MKrIr.
-10 1.6 2.0 24
-15 14 15 16
mau | | mAU | u
64 8
54 ;
4 HK
4
34
2 1 3
1] HK 2 .
0 4UNﬁAJ‘¢1 L\ﬁJLA~v~/*~“, 1
;—’ 5“5 fl') 6(5 L.MUH 9,5 10 105 MM

Puc. 3. OnekTpodoperpammbl pacTBOPOB pacTBOpUMOro kode «MHannckuminy nponsesoactea «Mockode npoayKT»
0.51r (1)1 0.04r (2) 8100 Mmn BoAbl, Nosly4eHHble MmeToaammn K33 (1) u CZE-LVSS (2) cornacHo ycnoBusiM, ONmMcaHHbIM

B TAbN. 2.

Fig. 3. Electropherograms of “Indian” instant coffee solutions produced by “Moscoffe Product”: 0.5 g (1) and 0.04 g (2) of
coffee in 100 ml of water obtained by the methods CZE (1) and CZE-LVSS (2) according to the conditions described

in Table 2.
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Ta6bnuua 4
MeTponoruyeckme xapakTepucTukm paspadoTaHHON METOANKM
Table 4
Metrological characteristics of the developed method
. Mokasatenb Moka3aTenb TOYHOCTH
oKasaTesb MOBTOPSIEMOCTH -
[lnanasoH U3aMepeHuii, P BHyTpUnabopatopHo (rpaHuLibl OTHOCUTENbHOV
(maccoBas (oTHocuTensHoe MPEUM3MOHHOCTY (OTHOCUTE - MOrpeLUHOCTU Npy JOBEPU-
) cpeaHekBagpaTuyeckoe Hoe cpeaHeKkBagpaTM4Yeckoe oT- . P
KOHLUEHTpPaLuuna), TEerNbHOUN BEPOATHOCTHU
F; OTKIIOHEHWE MOBTOPSEMOCTH), KnoHeHue BHyTpunaboparop- _ opg
MK/T . % HOW NPELM3NOHHOCTH), =0.95),
r 0, % +5, %
Ot 250 go 2500
4 7 14
BKItOY.
Ta6nuua 5 paccunTaHHbIn Anst obpasua pacTtBOpUMOro Kodge,

PesynkraThl onpenenexHnsa HK B o6pasuax pactesopu-
Moro kope

Table 5
NA determination results in the instant coffee samples
O6pasey CopepxaHwue, MKr/r
MockoBckasi kodhelnHst Ha Nasxb. 250 + 40
Apabuka
Mockode npoaykt. Hannckumn 410 £ 60
Akobc MoHapx 410 + 60
Ynbo OkckNo3ne 430 + 60
YepHas kapta long 510 £ 70
YKapanH Konymbua MegennuH 510+ 70
XKoken Tpuymd 550 + 80
XKapauH Kennsa Kunumanpxapo 560 + 80
Makcsenn Xayc 570 + 80
Migel Classic. paHynupoBaHHbIN 570 + 80
Fresco Arabica Solo 750 £ 110

Ha pa3nuyHbix obpasLax cyernMmMmnpoBaHHOTO, FpaHym-
POBAHHOI0 U MOPOLLKOOBPA3HOro pacTBOPMMOro Kode.

YctaHoBneHo (tabn. 5), uto cogepxarve HK B
nccnegyemblx obpasuax pacTBoOpMMOoro koge Bapbu-
pyeTcs B ananasoHe 250-750 mkr/r, 4To cornacyertcs
C nuTepaTypHbIM AaHHbIMUK [7, 20]. OTMeYeHo, 4TO B
obpasue «Fresco Arabica Solo» ¢ MapKMpoBKoOW «TeMHast
obxapka» koHueHTpaunsa HK npumepHo B 1.5 pasa
Gonblue No cpaBHEHMIO C apyrMm obpasuamu. 3JTo,
BEPOSATHO, 06ycnoBneHo 06pa3oBaHNEM HUKOTMHOBOM
KUCINOThI Ha BbICOKOTEMMEPATYPHbIX 3Tanax NpoVM3BOACTBA
pacTBOpMMOro Kode.

3AKJIIOMEHUE

PaspaboTtaHa metoguka onpeaeneHns HUKOTu-
HOBOW KUCMNOTbI B pacTBOpUMOM Kodhe MeToaom K33 ¢
npyMeHeHneM CTaKuHra ¢ 6onbLumnm obbemom obpasua
1 obpaLleHem NoNsPHOCTY B Anana3oHe KOHLeHTpaLmi
0.1-1.0 mkr/mn aHanuta. ONTUMU3NPOBAHbLI YCITOBUSA
pasgeneHns HK ¢ komMnoHeHTaMu MaTpuupl, a Takxe
napameTpbl on-line KOHUEHTPUPOBaHNS aHanuTa B
kanunnspe. PakTop apHEeKTUBHOCTY KOHLIEHTPUPOBAHWS,

coctasun 70.

PaspaboTaHHas meTtoguka npowna MeTpo-
norvyeckyto atrectauymnto. B npegenax ananasoHa
onpepaeneHns 250-2500 MKr/r norpeLHoCcTb METOAMKN
He npeBblwaeT 14 %. MeToauka anpobupoBaHa Ha
obpa3Lax pacTBOpUMOro Koge, CopepKaHne HUKOTUHOBON
KICIOTbI B HUX cocTaBnsaeT B cpegHem 500 MKr/T, 4To
COOTBETCTBYET YPOBHIO €€ COAePKaHNN, NOMYYEHHbIX
B Apyrux paboTax.
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